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-> CHtjSOzCHzCHzOCCHzCN 
5 



NH 2 NHz • CH 3 S0 3 H CH ,S0 t CH 2 CH e 0 

— > 



H x NHz 
H 

2 - ^ y^;i/*-;n^; -jh 4 9 g „ -7 
7k?frTCffift**#^fe 4 4 g s . 

^T*Sfc*£ L rt: * L T 2 2 6 g OR^ 8 3 

2 - ^ y^;i/*^;n;y - .11/ 2 7 8 g. _5_. 
2 0 3 g £ 1 , 4 - ■>* ^ * -9- y 6 0 0 m £ c Sn * . 
SSTiSlfLifc. 'dftfc* ^^yx;u*y^ 104 



?f^a364-13072 (9) 
ft ftj_. 2 4. 1 g . / # y x ;i/ * y g t K 7 
y 1 2. 8 g*?J;O r 2-7i/+i/x^/-;u 
4 1. 5 g*7t U FUl 0 0 ra^KSnx.. 3 

x^;i/l^te7K^®E^^^^ 7 A±Tlg^L/c, 

8. 8 g (ft*! 4 0 ») ©^f^^^^ato^^fc. $ 
^ft^ft(Wtt-N* -9- y/»»Jt^ii/©iS^»jaE* 
t>SSSt4:U^H. (bp 116. 5-118. 5t) 
'H NMR*~5;? h Jls (CDC £ 3 - DMSO - d 6 ) 
<5 7.4-6.8(5H,b) , 5.97(3H,br), 4.92ClH.s). 
4.35<4H,n) 



3 2 



g £ jFjn . $t)Ci*t K7->*V3 4. 6 g £ # -3 

< c ©?g<&%£^j&T:-iJfei&g L ft © 

S^@ex 6 S^m U fc. @^^x^;uj§*^^ 

-frT^TKSSSf^^* *> 7 ±~c$zm Liz. i%mik 
i/ V 1) >f fr-to 5 2* 9 w \* ? v y a - (i$ffi%L: 
^ a D*;bA/^ - T^tL. 18g 
(9.8%) ©ffl^{fc^ftaO#*ffife®fa# ! &£ L, 

•H-NMR^-:^ h JU (CDC £ 3 -DMS0-d fc ) 
8 4.85(lH,s), 4.50C2H, t, J=5.8), 4.5(3H, 
br), 3.43(2H, t, J=5.8), 2.99(3H,s) 



- HC £ 

NH 

II 

C 2 H s 0CCH z CN 



NH 2 NH 



HC SL 



x u y ^* y 3 - )v 



3 3 
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3 4 




HOCHtCHzO 



N x NHi 

H • (HC 8. ) 



n = 0. 1 

#] fx it & % 03 . 03) 

n = 0 ( 08 aMfc & (3) ) 

->7;7-b h 4 $ K&x *-;ujg&J&. CD 
2 0 0 g (1.3 5raol)iif-l/y^'J 500 

■ £©s-&ft*#j3 o ^r B i^?a-esg^ *©& 

t K 7 *>* ^SKS 1 1 1 g ( 1. 6 2 o>ol)£2jn*.. 

x - a jiTifr 5 i^rajrafifc ^ fc. -e-©&^& 

-f vro tf;i/7/ua-;^ 3 0 0 m £ Jn *. H £ 

h*lit m NMR «C«fc *) fc95B*ffi*Jfll*T*lflE*3H 

t K n * ;i/ T 5 y CD Jg S S ^ - & 7 



ttMGM3072 (1O) 

1 H- NMR X -5 £ h ;U (DMSO-cU) 

6 3.72C2H, brt, J = 8) . 4 . 22 (2H , br t . J-8) , 
5.30(lH,s), 7.09(2H, brs) , 7 . 68 ( > 2H . brs) , 
8.20(>2H,brs) 

* 7.09 -8.20© ^/t^Ctt^ :F&!fe©fc K 

© * ;u * ^ ^ -c £ . 
c©^)^^^%O30y 2 8 Hi- 

7 t h ^ F 'J ;u - > ^ ; - £ S*SJi"f 

ft* 1 1 7 ~ I 2 0 t 

'H-NHRX^;? ML' (DHS0-d fc ) 
5 3.60(2H, brt, J = 5.5) , 3 . 96 (2H , br t , J = 5. 5) , 
4.2 ~5.3<-3H, br) , 4.68<lH,s) 



3 5 



3 6 



* > 

\\ 
■n 



HC 8, 



NH 

II 

C 2 HsOCCH z CN 
1 



CzRsO CHzCN 
-> N 0 




C z H s 0 




N ' x NHz 
H 

03 iMfc £ ft (2) 



ta) ft ana * m » r a 2r ft 

<>7 ^ 7 -fe h 4 5 Kfilxf ;i/ggaS, J_, ©5 
g ( 3 3. 6 mraol) £5 0 ra 4 © X y - ;U £ ^ 

L % ^ o 4 1 c 5 ic ? -N' v y W ^ t k 7 ^ v ^ 4. 6 

g < 3 3. 6 moDSD*.*:. 3 0 #R#&EJS»iftK: 
5 0 m & ©Tk^-Jjtui a £JL©*£ Jl^tff & t^it. * 
«> *S li * iS JSfl l** »«*»Kx 3 Bttffl 



eliLT. 6. 0 g (iK^7 7^) 

'H-NMRX ^ ^ r ;u (DMS0-d 6 ) 

5 1.40C3H, t, J=7.0) , 3.72(2H.s), 4.33C2H, 
q,J=7.0), 7.25-7.60 (3H) . 7 . 60 - 8 . 00 (2H) 

C ©_6_ 1. 0 g ( 4. 3 Bimol) ^^;-;b2 0 

9 J - * 0. 8 5 n £ ( 4. 3 nmol) ^i&T&n 

#J 2 0»Hfa»L. *©&&&0.8 4 

Jm -fe v -f y asii l > ^ y - l tz 

ft©* 0. 5 2 g ( 9 5 &>) (ftg-r - I* 

g ( 3 3. 6 moo 1 ) * x ^ / - ;u 5 0 
5"C^7K7KT^-^Lfc» CD c|j c ^ y •/ -f ^ t K 
r>^Ug ( 3 3. 6 nmol) £Jjn£ 3 0 #PbH5E# 



3 7 
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3 8 



584-13072 (10) 



br t, J=8) , 
>2H, brs) , 

^ & ft © t K 
T y * - £ A 

2 8 % j- 
T<pftL[ Iff 

It? o 



i, brt, J=5.5) , 



), 4.33C2H, 
.0OC2H) 
S - JU 2 0 
; * © 2 8 % / 

i. 8 4 

* - M ? i 



1 3. 4 n£ ( 6 7. 2 nmol) fln x. > ft 3 0 #fi£J 
figf^U^o ^^S®[4.2 m£ (7 3. 4 ramol) £ 
A. ^ fci*®* -fe 5 4 h&iSL. x*y-;u? 

L/c. igTffi^^EagJSL. •> »J * 5 0 g 

:g^gEx^;i/) <b 3. 2 g ©WSflS&ft©)*!**:. 
7 5%. 



HC 5 



NH 



O 



i ) 



NH zNHCO <t> 



OCHeCHzOCCHzCN 
4 



Z) 



NaOCH 



O VoCHzCHzO ^ 



N NHz 
H 



Sfe^l4i:iLfc^i£'C^fc4 0 8. 1 g (33.6 



3 9 



(Ut&m 9 ) 



(CH 3 0) 3 CCH 2 CN 
7 



CH 3 0 

NHzNHz • HC & 
> 



X 




NH 



HC & 



t/H-->7; gfc& MJ^Jt/ (_7_) ( S.H. t 
2 JL JU*<<i y (Mc El vain) ffe^* is + - ± ^ • 
V > T jt iJ*^-^U^' VflT-( - (Journal 
of American Chemical Society) > 7 1 ^£ % ^ 
4 0 1 ( 1 9 4 9 *£) CSffi® * ) 4 2 

g ( 0. 2 9 boI ) it K 5 i/ y &&E& 2 1. 8 g 
(0. 3 2 mo 1 ) ^H;-;H 0 0 U4>2 0B| 

«J(«) #3 6. 2 g <i&¥ 8 4 M) & 
* 1 4 5 - 1 5 0 -c 

1 HNMR X Y )\s (CDC £ 3 . 7 l i - 



?WB3G4-13072 (11) 

# L . 5 r k: # £p 1, . 0 * c *< y •/ -oi/ 1 k 

7 y 4. 6 g ( 3 3. 6 moo 1) ^BDx 5 3 05)- 
1 3. 4 a £ ( 6 7. 2 oraol) JfjD ^_ ^ ft 3 0 #H 

Sg#Lfc. S^^^tCTk 5 0 a£^Jfnix.. 
TpH2iLfc^h;uxyin-^+^y. 1 & 1 

0 z& & ?§ S£ 7? 2 - 7*y**>x^y - ;u Bfe < 
*£>JC;kJ§;£3E*Sfc&Lrt: 0 h;uxy-n-~**-»f- 

yJi£ 1 0 2 n ctiiTkJi^ 

1 SttfrfcKH-^* 2.±TSS«Lfc. 

ik*> v $ y )\s 1 0 0 «*ii^*7A^'av 

7 >f £ *T ? (?£&?£; ^nn * ;i^:x^/- 

1 0 : 1) <fcW*fc'&$jail£2. 8 g (iR^ 
3 8 %) H^C 

(ftif-^ ttHJfcfli 4 #M) 



4 0 



5 3.80<3H,s), 4.90(lH,s), 5.30-6.90(2- 
3H, br) 

(nmW 1 0 ) 2r&®tc J; * 



NHzNHz • HC & CzH 5 0 
(C z H 5 0) 3 CCH 2 CN > 



8 




N x NHz 
H 



tK^^ycD^/^^E^^ I 3 7 gCX^; - 
)i> 2 0 0 0 o £ £ 2J0 A. T #S & L . JraSftiSiS L tc * 
C tl + - ^ )V • ±7' • T J Mv^rU^V 

x-r 4 (JACS) 7 1^^ 4 0 1 (1949^) 

_8_. 2 4 3 g^ffiTLtz. ffiT&Tlk, 2mffitiU 

iS&^rJSifc L fc. ^©^tC7K 5 0 0 m&%mx.T 
PSEx^;ut 1 HJ&*£&. ^Ji^^fil LTS^SEx 



4 1 
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4 2 



£ d n * ;u a & H £ g i/ N 5-T$7-3-x 

h * > - 1 H - t* 7 '/ — ;u (WaHb-S-fte)) 

9 9. 1 g (60.0%) *»*ft©8iatL-C»fc. 

(#%$) 

# & 91 © 3 - 7 ;u 3 * ■> - 5 - 75; f 5 -/ - 
^H:A7-?|[ffl7-fe-y^*r7--C**6 -7 
+ •> - 1 H - k' 7 V* d C 1 , 5 — _b_3 -1.2.4- 
h U T */ - -«/O^J« + ra# i LTfffl T * * 3^. 

01 aHfc fed) 




9 



8G5Bg64- 13072 (12) 

CH 3 0 v 




1 0 

CH 3 (T 




* 2HC £ 



4 3 




1 4 



WSft^ftlU) 4 5. 0 g ( 0. 3 mo I) £■ > ^ y - )\, 
(SM - 2 8 ti?^) 66 m £ ( 0. 3 3 nol) 



4 4 

k'* y $ h'iXf;HSHS8 0. 6 g (0.3 nol) 

£2ra£x 1ST r>*iais»Lte. -e-cd^c k k n 

2 0. 9 g (0 . 3 no 1) tSM - 2 8 60.3 id £ (0.3 

* Z tlZ&t) (_9_) £ 7 1. 1 g (iR?7 2 

1H£ 1 9 6 - 1 9 9 r < JS-JH) 
'H-NMHX -5 £ h ;u (DMSO-dJ 

<S 2.5 -2.8(2H), 3.70(3H,s), 3. 6 - 3. 9 (2K) , 
5.39(2K,br,s) 7.82(4R.s) 

(JL> 7 2g ( 0. 2 2 «oO*7 -fe h h U 
1 5 0 4 1 K A *u BE # L # £» * p - f- x 
yx/l/*il^aij KU.l g (0. 2 2mol)^ 

so m£07t ^ MJ;n:?§^lfc?l$^^i 

L . •£ £ . k* y i? y 2 0 a & ( 0. 2 4 raol) 
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II I 

'364-13072 (12) 





• 2HC £ 



? (0.3 mol) 
D 4» £ h K □ 

0.3 ra £ (0.3 

' & Sfe ft U „ 
: ()R$7 2 



- h y ;u 
P - F;n 
2 mol) £■ 

to 3" 0 #18,1 
( 0. 2 4 mol) 

>K zk c r± 

^ T % » L 



I I 



fc. (10) ®iKl 8 0. 0 g (iR^ 7 5. 6 «) . CI 
© (10) 1 5. 8 g (0.33 mol) - ^ 3 0 0 b« 

t f ij y 2. 9 ■ £ (0.036 mol) t£-e#j 2 ^ fel Jn 

sftaa-r * £ *s a a< »f as l*. »ai^fc*&fi*» 

Sij L / 9 J - ^"CiSfe^ *> t (JUL) j & 

7. 0 g (iR$6 8. 8X) 

gfc* 2 2 5 - 2 2 8 r 

'H-NMRX ^ ^ h ;u (D«S0-d fc ) 

<5 3.03C2H, t, J = 7.0), 3.70(3H,s), 3.87(2H, 
t,J-7.0), S.lOUH.s), 7.80(4H,s), 12.40C1H, 
brs) 

(ii) 4 0. 8 g ( 0. 1 3 mol) © j* 9 J - iV 

(2 0 0 m&) igffcc. t K^^y^e/^KID^ 

7. 9 g ( 0. 1 6 inoD^-Jn^^J 3 B^fflfiDftSift L fn . 

J - i tig 2 7. 5 m £ (0.33 mol) ^Sn 

K) *Bfe^fc. »«*x^# U- ^ - tT^it 
-Si. (12) ©fflltefi^1# h tlfc. cntCT-fe h 
-h'J/i/*Jllx.x agi§&fr*f*£ (12) £29.8 g 



4 7 



f S £ *l rt: . C^l^S^'i'^on^yl 0 ra £ K 
L, . (13) 1 0. 6 g (0. 0 1 8 9 mol) 0 DMF 
(4 0 mi) igi&K^i&TJtax-. 2- 

U fc. jgwa •> »J * 5 a ^ n t Y f 5 

y a - tz i $ nsi t*" y ^ * -I4*tft5fe 

i L t 5. 6 g <iR2p 7 0 JO £Mc. 

(F D) 8 5 4 ( M * ) 

jtm^m C H 

tt&fit 6 6. 1 2 8. 7 9 



hi 



8. 9 5 



N 

8. 2 1 
8. 0 8 



#fftt 6 5. 9 1 

(%?H©Jtb£> 

- T 5 y t* ? >/ - * C £ * s * © 

«6-7/i/: + '>-lH-t*7'/a (1,5 -_bj 
-1,2.4 - h'J7"/-^OI*tta«-?OSJI* 



MH3G4-13072 (13) 

(iRf89.6%) IlKi^Tlfc, 
Bfc& 1 6 5 - 1 7 0 *c 

' H-NMR X ^ h Jl/ (DMS0-d 6 ) 

tf 3:0 -3.3(410* 3.75(3H,s), 8.35(~5H, 

br) 

(12) 5. 0 g ( 0. 0 2 0 ino 1) (Z is * * )\> T -tr Y 

y 9. 6 m S. ( 0. 0 6 9 mol) ^ JD^-S^ L^7Kl!^ 

;u y -b* y x ;u * ^ ;u ^ n ^ K 8. 2 g (0. 020 
nol) © 7 -fe h — h 'l^ii^iTLTSDifc. » 

SR^iS HE* fciH&fi*-* £ t CJ; 0 (13) £8.0 
g (iR$7 2. 4J<) & . 

B& 1 7 0 - 1 7 2 r . 

2 - 7* h*^ - 5 - t - ;i/-s/*;u-7-f 
K 5. 6 g ( 0. 0 0 9 5 mol) ^*>'^an^^y2 0 
m £ tz f§ ^ L . ^ 3. 7? x ;u 7 y ;u ^ d 7 K 1. 3 
g ( 0. 0 0 9 Sraole) ^J!jn^T3 0^rBl^^Lv 



4 8 



4 9 
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5 0 



ftl3fl364- 13072 (14) 



^ &t *m u£ 
ftsifss * n\ # * « 



l. 3fftco&^ 

t$KfiH8 6 2 - 1 6 9 0 6 7^ 

3. »iE**-s# 

(520) «±3?fi7-f ^itt^^tt 



4. ft ffl A 
WSHB^ftEBKffi^lWSTa 7#2^ U B E f ;U 
x 100 mS£ 03 (502) 3181 (Aft&j 

(5847) #s± i$ a a ^E^Ssi 

5. g % *B IE 



6. fifiiEcD*m 




7 . iE F*3 S 

w sh * © r » w o 

© a 0 ffli IE * 0 

U) $4I21t@ 

# J <D & ic r . ft 4 

(21 £ 1 0 H 6 

<fc 0 tt *) „ &L & & J 

(3) I 2 8 I 1 n 

r * y r o y - ;u 

(4) I35I2}t 
Tn-0. 1 J 4 ffi 

(5) 13 5I4ff 

r m m <t & m ( 1 2 > j 

(« n 3 5 h 5 ft 

r w 35 ft ^ & ( 1 3 ) j 

(7) m 3 7 h 1 4 
r c <o m a * j 

(8) 14 3 1 9 n- 



& & t£ & Bfj j CO £ © SB £ y 



to r^^H94 5-22328 
8-254 1 #J t»At4 
ScO r N , S, a Y > m =? 
r N , S , ^ n y > IS ? J; 

@co ri^y-Aj ^ 
a co r n - 0 . 1 j ^ 
s to r 0y * ft ^ 435 (2) j * 
a co r 09 * it & a 0) j * 
rfgto r c ©^^^ j £■ 
@to rwffl-ea&s^j * 

fiO IE * 5 „ 

- 2 - 



